Key indicators: single-crystal X-ray study; T = 295 K; mean (C-C) = 0.002 Å; R factor = 0.047; wR factor = 0.128; data-to-parameter ratio = 21.9.
Experimental
Crystal data C 18 H 16 N 2 O 3 M r = 308.33 Monoclinic, P2 1 =n a = 7.7827 (1) Å b = 23.7595 (4) Å c = 8.6315 (2) Å = 105.614 (1) V = 1537.18 (5) Å 3 Z = 4 Mo K radiation = 0.09 mm À1 T = 295 K 0.22 Â 0.12 Â 0.04 mm
Data collection
Bruker X8 APEXII diffractometer 18802 measured reflections 4592 independent reflections 3089 reflections with I > 2(I) R int = 0.038 Refinement R[F 2 > 2(F 2 )] = 0.047 wR(F 2 ) = 0.128 S = 1.01 4592 reflections 210 parameters H-atom parameters constrained Á max = 0.31 e Å À3 Á min = À0.22 e Å À3 Data collection: APEX2 (Bruker, 2008); cell refinement: SAINT (Bruker, 2008) ; data reduction: SAINT; program(s) used to solve structure: SHELXS97 (Sheldrick, 2008); program(s) used to refine structure: SHELXL97 (Sheldrick, 2008); molecular graphics: X-SEED (Barbour, 2001); software used to prepare material for publication: publCIF (Westrip, 2010).
3-Benzoyl-1,5-dimethyl-1H-1,5-benzodiazepine-2,4(3H,5H)-dione R. Dardouri, Y. K. Rodi, S. Ladeira, E. M. Essassi and S. W. Ng
Comment
The methylene part of 1,5-dimethyl-1,5-benzodiazepine-2,4-dione is relatively acidic, and one proton can be abstracted by using potassium t-butoxide; the resulting carbanion can undergo a nucleophlilic substitution with an alkyl halide to form 3-substituted derivatives. A previous study reported the crystal structure of the 3,3-dimethyl-substituted derivative, which was synthesized by a slight variation of the synthetic route (Dardouri et al., 2011) . The title compound was obtained by using benzoyl chloride as reactant. The seven-membered ring of C 18 H 16 N 2 O 3 adopts a boat-shaped conformation (with the C atoms of the fused-ring as the stern and the methine C atom as the prow) (Scheme I, Fig. 1 ). The substituent at the 3-position occupies an axial position. The unfavorable the 3-position forces the phenyl ring to arch over the phenylene ring of the fused-ring in a parasol-like manner [the dihedral angle between the two rings is 28.7 (1) °]. The distance between the two centroids is 4.225 Å (Fig. 2) . Severe strain is also evident from the non-linearity of the benzoyl C 6 H 5 C(O)-portion of the molecule.
Experimental
To a solution of potassium t-butoxide (0.42 g, 3.6 mmol) in DMF (15 ml) was added 1,5-dimethyl-1,5-benzodiazepine-2,4dione (0.50 g, 2.4 mmol) and benzoyl chloride (0.33 ml, 2.88 mmol). Stirring was continued for 24 h. The reaction was monitored by thin layer chromatography. The mixture was filtered; slow evaporation of the solvent gave colorless crystals.
Refinement
H-atoms were placed in calculated positions (C-H 0.93-0.97 Å) and were included in the refinement in the riding model approximation, with U(H) set to 1.2-1.5U eq (C).
Omitted from the refinement was the (6 0 6) reflection owing to bad agreement between observed and calculated structure factor. 3-Benzoyl-1,5-dimethyl-1H-1,5-benzodiazepine-2,4(3H,5H)-\ dione 0.0277 (7) 0.0265 (6) 0.0237 (6) −0.0017 (5) 0.0118 (5) 0.0008 (5) C2 0.0484 (9) 0.0274 (7) 0.0357 (8) 0.0038 (6) 0.0210 (7) 0.0055 (6) C3 0.0678 (12) 0.0260 (7) 0.0434 (9) −0.0143 (7) 0.0303 (9) −0.0051 (6) C4 0.0504 (10) 0.0427 (9) 0.0365 (8) −0.0250 (8) 0.0206 (8) −0.0122 (7) C5 0.0293 (7) 0.0438 (9) 0.0276 (7) −0.0116 (6) 0.0094 (6) −0.0047 (6) C6 0.0246 (7) 0.0259 (6) 0.0229 (6) −0.0038 (5) 0.0106 (5) −0.0007 (5) C7 0.0279 (8) 0.0460 (9) 0.0451 (9) 0.0127 (6) 0.0179 (7) 0.0107 (7) C8 0.0226 (6) 0.0246 (6) 0.0200 (6) −0.0014 (5) 0.0052 (5) −0.0009 (5) C9 0.0201 (6) 0.0250 (6) 0.0256 (6) −0.0009 (5) 0.0087 (5) 0.0020 (5) C10 0.0209 (6) 0.0335 (7) 0.0275 (6) 0.0002 (5) 0.0070 (5) 0.0003 (5) C11 0.0335 (8) 0.0628 (11) 0.0243 (7) 0.0016 (7) 0.0053 (6) 0.0088 (7) C12 0.0252 (6) 0.0251 (6) 0.0267 (6) 0.0020 (5) 0.0122 (5) 0.0030 (5) C13 0.0260 (7) 0.0240 (6) 0.0273 (6) 0.0021 (5) 0.0134 (5) −0.0016 (5) C14 0.0341 (8) 0.0254 (7) 0.0282 (7) 0.0041 (6) 0.0093 (6) −0.0007 (5) C15 0.0393 (9) 0.0431 (9) 0.0274 (7) 0.0141 (7) 0.0070 (6) −0.0026 (6) C16 0.0312 (8) 0.0568 (10) 0.0326 (8) 0.0029 (7) 0.0077 (6) −0.0165 (7) C17 0.0424 (9) 0.0387 (9) 0.0473 (9) −0.0129 (7) 0.0173 (8) −0.0181 (7) C18 0.0417 (8) 0.0252 (7) 0.0374 (8) −0.0012 (6) 0.0171 (7) −0.0035 (6) Geometric parameters (Å, °) 
